Typical Experimental Procedure (a) Typical Experimental Procedure for the Synthesis of Iodonium Ylids 2a
A 30% solution of NaOH in methanol (10 mL) is added to solution of the di methyl malonate in methanol (15 mmol) at -5 ℃. A solution of iodosobenzene diacetate (5g, 16 mmol) in methan-ol (25) is added in small portions, keep in same temperature, stirring for 30 mim , the mixture poured onto ice water (150 mL). The oganic extract is dried with magnesium sulfate , the solvent removed in vacuo, and the solid residue recrystallized from absolute ether to afford the desired Iodonium Ylids 2a. All reactions were run in 0.2 mmol of acetylenic acids, iodonium ylide (1.2 equiv), Pd(PPh 3 ) 4 (3 mol%), K 2 CO 3 (0.4 mmol) and CH 2 Cl 2 (2 mL) at room temperature under Ar atmosphere. unless otherwise noted, and carried out in screw-cap test tubes with agnetic stirring. Anhydrous dichloromethane was refluxed and distilled from P 2 O 5 . TLC analyses were performed on lica gel plates and flash column chromatography was conducted over silica gel (200-300 mesh 164.61, 162.24, 131.86, 128.86, 128.54, 116.20, 99.99, 88.06, 54 201.0, 170.4, 165.4, 162.8, 131.9, 120.3, 128.8, 128.8, 128.7, 127.4, 115.7, 92.5, 92.5, 79.0 , 77.4, 53.9, 31.4 198.0, 170.4, 165.6, 164.2, 162.8, 162.6, 131.8, 129.1, 128.9, 128.7, 127.5, 115.9, 114.5, 92.7, 80.2, 71.8, 26.0, 21.5 
X-ray Crystallographic Studies of 3aa
Crystallographic data and structure refinement details for 3aa. (2) 8715 (2) 11269 (1) 73 (1) O (2) 4911 (1) 7654 (1) 9006 (1) 51 (1) O (3) 5955 (2) 5705 (2) 7386 (2) 76 (1) O (4) 3101 (2) 3712 (2) 6453 (1) 64 (1) O (5) 2638 (2) 6882 (2) 6014 (1) 78 (1) O (6) 1280 (2) 7249 (1) 7674 (1) 51(1) C (1) 270 (2) 2542 (2) 9329 (2) 48(1) C (2) -1333 (2) 1073 (2) 8924 (2) 55(1) C (3) -2517 (2) 604 (2) 7654 (2) 55 (1) C (4) -2087 (2) 1618 (2) 6785 (2) 50(1) C (5) -483 (2) 3093 (2) 7179 (2) 44(1) C (6) 721 (2) 3590 (2) 8462 (1) 38(1) C (7) 2397 (2) 5186 (2) 8960 (1) 38(1) C (8) 3261 (2) 6079 (2) 10247 (2) 46(1) C (9) 4850 (2) 7609 (2) 10321 (2) 50(1) C (10) 3462 (2) 6155 (2) 8070 (1) 41(1) C (11) 4351 (2) 5186 (2) 7260 (2) 48(1) C (12) 3744 (4) 2606 (3) 5686 (2) 82 (1) 
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